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Scheme S13:
An equimolar mixture of acetylene-spaced and butadiyne-spaced bis-Por was dissolved in a THF/1,4-dioxane mixture. 0.9 equiv. of Co2(CO)8 were added, the mixture was degassed with argon and heated in a mono-mode microwave reactor (Biotage Initiator + ) for 12 h to 180 °C. The crude mixture was purified over a short silica plug using CH2Cl2. The purified reaction mixture was then used for the MS experiments.
Pathways to the four different products (a product corresponds here to all molecules with the same mass). Each reactant can react with itself or with the corresponding partner.
The Co-mediated [2+2+2] cycloaddition of a diphenylacetylene leads to hexaphenylbenzene. If a diphenylbutadiyne is used, three acetylene units will remain as spacers. If the reaction mixture contains both, acetylene-and butadiyne-spaced biphenyl, a statistical mixture of all possible isomers will result.
